C 36 H 32 Cl 2 O 4 S 5 , orthorhombic, Pccn (no. 56), a = 15.4426(11) Å, b = 17.4623(13) Å, c = 25.9153(19) Å, V = 6988.4(9) Å 3 , Z = 8,
CCDC no.: 1549928
The crystal structure is shown in the figure. Tables 1 and 2 contain details on crystal structure and measurement conditions and a list of the atoms including atomic coordinates and displacement parameters.
Source of materials
A suspension of 25,27-bis(2-bromoethoxy)-26,28-dihydroxycalix [4] arene [4] (1.9 g, 3 mmol) and bis(tetraethylammonium) bis(1,3-dithiole-2-thione-4,5-dithiol)zincate [5] (1.5 g, 2.1 mmol) was refluxed for 20 h in acetonitrile (300 mL) under a nitrogen atmosphere. After the removal of the solvent, the residue was dissolved in methylene chloride (100 mL) and washed with water, and dried over anhydrous MgSO 4 . The crude product was purified by silica gel column chromatography with dichloromethane/petroleum ether (2:3) to give the title compound (49% yield) as a yellow powder [6] . Single crystals were obtained by slow evaporation from a dichloromethane and petroleum ether solution at room temperature. 
Experimental details
In the crystal structure, all hydrogen atoms were positioned geometrically and refined using a riding model. Methyl C-H bonds were fixed at 0.97 Å with U iso (H) = 1.5U eq (C). Aromatic C-H distances were set to 0.93 Å and O-H set to 0.82 Å with U iso (H) set to 1.2U eq for the parent atoms.
Comment
Calixarene-tetrathiafulvalene derivatives have found a widespread use in molecular recognition, as molecular devices and electron transfer area [7] . As an intermediate of calixarene-tetrathiafulvalene, the synthesis of the title compound is important for us. The title structure contains one 25,27-(2,2′-[(2-thioxo-1,3-dithiole-4,5-diyl)disulfanediyl]diethanolate)-26,28-dihydroxycalix [4] arene and one dichloromethane molecule. As shown in the figure, the calixarene skeleton adopts a cone conformation. The molecular conformation is stabilized by two intramolecular hydrogen bond (O2-H2· · · O3 (d(H2· · · O3) = 2.08 Å) and O4-H4· · · O1 (d(H4· · · O1) = 1.97 Å).
All molecular geometric parameters are in the expected ranges [8] .
